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1H-NMR (AM360)

Probe: 8,3-Urabilin als BFZ-Komplex Compound 5: TH-NMR (360.14 MHz) in DMF-d;
Lasgm.: DMF-d7 (TMS) : TS
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33 3 $93I¢ B08939% 8RN NIA=TSa 398 g ** Current Data Parameters ™
OOHT T T e MOMOMNO N NN W \I'F Q NAME : fehre912
EXPNO 1
l PROCNO  : 1
5 @ I »* Acquisition Parameters **
232 AQ_mod  : gseq
Y AUNM  : NOEMULTAU
%I BF1 : 360.1300000 MHz
FW : 5400.00 Hz
l”! INSTRUM  : AM
NS : 3018
( 01 : 740412 Hz
P T — 02 : 5600.00 Hz
% 4.4 42 SFO1 : 3601374041 MHz
| . swW : 11.9687 ppm
f SW_h : 4310345 Hz
™ : 32768
TE : 298 K
** Processing Parameters **
f _f ) FT_mod : far
" OFFSET 11.169 ppm
l SF : 360.1365407 MHz
sl : 16384
#* 1D NMR Plot Parameters **
) ) JL U\L A SR D B640.T0 Hz
- AQ_time : 3.8010680 sec
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{H-NMR (AM360)
Probe: §,5-Urobllin als BF2-Komplex

. 1ML ;
Losgm.; CDZGi2 (THS) Compound 5: TH-NMR (360.14 MHz) in CH,Cl; )
. THS @) %
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! EXPNO : 1
1 PROCNO 1
RN ©< o< =+ Acquisition Parameters **
288k NBES
09 NOO© AQ_mod  : gseq
Mo 3] N N
I%Hl | PP AUNM  : NOEMULTAU
BF1 : 360.1300000 MHz
FW : 7200.00 Hz
“ “ l “ INSTRUM  : AM
l NS : 178
o1 : 7201.32 Hz
02 : 6696.29 Hz
T e sz | 8o | 28 SFO1 T 360.1372013 MHz
(ppm) SW : 16.9683 ppm
SW_h : 5747.126 Hz
™ : 32768
[ TE : 298 K
** Processing Parameters *™*
J J FT_mod : fqr
OFFSET : 14.977 ppm
SF : 360.1346810 MHz
l " "l sl : 16384
l ** 1D NMR Plot Parameters **
| . m M m SR : 4680.98 Hz
5 AQ_time :  2.8507960 sec
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13C-NMR, protonenentkoppelt (DRX500)

Probe: S,S-Urobllin als BF2-Komplex Compound 5: 13C-NMR (125.76 MHz) in CH,Cl;

Lasgm.: CD2CI2 (TMS) >
= ke
o .8 8 a2ea T ) NaNNG o
I THI A A )
= po podg g | iR
] I \\H l\‘ I W I ' I W | NAME : fghr7568.bbo
EXPNO : 2
©o o« o PROCNO : 1
gs § § g I THS| ** Acquisition Parameters **
I3 S g < | | Aamed gsim
Y Ty Y AUNM : au_zg
kll ! I l BF1 ¢ 126,75773%0 MHz
I [ l‘ DATEG  :  Jul041886
FW : $0000.00 Hz
INSTRUM drx500
NS : 33674
01 : 12867.09 Hz
L bt . bt e LMt o0 i bbbl 02 : §00.00 Hz
134 133 132 131 130 129 128 127 , PARMODE : 1
(ppm) RG : 14596.5000000
SFO1 o 125,7706061 MHz
! sw : 228.7972 ppm
l ' SW_h : 28301734 Hz
T : 32768
TE : 283.0 K
V8 : 6.00 sec
] ** Processing Parameters **
FT_mod : fqc
OFFSET : 220.040 ppm
SF 1 12575673853 MHz
Mm sl : 262144
M ** 1D NMR Plot Parameters ***
B
AQ_time : 0.5668860 sec
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Jr NMIX Uull Coupled) Ref.: BF3-ethylelherot

[Temp: 2058k  S,S-Urobilin-BF2 in CD2CI2
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I e e Kei.: Bri—ethyletherot
| Temp.: 296.0K 3,S-Urobilin~BF2 in CD2CI2
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Compound 5: HR-FAB-MS

; FEHRESESSSYH1 > Eopd==i CH-APE-234 14:854-0:80: 88 PAPEE FB+
Bpm=H I=2 8w | Hn=500 TIC=1622432004 A% Aot FRIBOURG  Syus:FRBI
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Fite: FEHR3IS552Y Scan #1 Page: 1-1
M/ G H N 0 B F MMU DBE OBS. MASSE ZINT
12
425 30 323 4 1 1 1 -1.2 16. 5 495. 2743879 8. 36
27 31 4 1 1 4 -20. 1 13.9
29 34 4 1 2 1 15. ¢ 15. 5
26 32 4 1 & 3 -3. 0 12,35
27 34 4 2 1 2 -0.1 12. 9
26 35 4 2 2 2 17. 0 11.5
24 35 4 3 1 3 1.0 8.5
29 31 4 3 2 82 -19. 4 12,3
26 33 4 4 1 1 —-146. 5 12. 9
23 31 4 4 1 3 -35. 3 2.5
25 34 4 4 2 1 0.6 11. 5
22 34 4 5 1 2 -13. 4 8.9




1H-NMR Compound 6: 1H-NMR (360.14 MHz) in DMF-d-
Sample: R,R-Urobilin as BF2-Complex

Solvent: DMF-d7 (TMS T

*** Current Data Parameter

NAME :NYDE7790

EXPNO : 1

PROCNO: 1

*** Acquisition Parameter

AQ_mod : qseq

AUNMNOEMULTILAU

BF1 360.1300000 MHz

FW :  5400.00 Hz

INSTRUM: AM

NS : 704

o1 1 7404.12 Hz

_ 02 1 9554.00 Hz

EV- I 5 34 alg v SFO1 360.1374041 MHz
(ppm) . SwW : 11.9687 ppm

SW h : 4310345 Hz

TD : 32768

TE : 312 K
*** Processing Parameters
FT_mod : no

2995

2951
5.7486
5.7450
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3.4461
3.3862
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F
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— ——2.1845
——1.9690
—1.5000

H20

OFFSET : 11.146 ppm
SF 360.1355453 MHz
Sl : 16384

*** 1D NMR Plot Parameter
SR : 554534 Hz
AQ_time : 3.8010680 sec
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1H-NMR Compound 6: TH-NMR (500.13 MHz) in DMF-d
Sample: R,R-Urobilin as BF2-Complex

Solvent: DMF-d7 (TMS) 5o~ )
™. /
[=X--] [ ] M v 0 O [~} 3
ggﬁgég 5885 &5 3 *** Current Data Parameter
hl:lil'ﬁi "P:ﬁ’ ‘T T T NAME nyde8956.bbo
EXPNO : 17
o PROCNO: 1
g g *** Acquisition Parameter
x = AQ_mod : gsim
BF1 500.1300000 MHz
X DATE_d Aug 08 1995
FW : 90000.00 Hz
NS : 128
01 i 4629.14 Hz
02 : 0.00 Hz
PARMODE 1D
RG 8127000122
78 76 74 72 710 68 66 64 62 60 58 SFO1  5§00.1346291 MHz
(Ppm) SW  : 10.4794 ppm
SW h : 5241.090 Hz
X D : 32768
TE : 299.6 K
V9 : 50.00 sec
AUNM :NOELT.AU
J INSTRUM: drx500
) *** Processing Parameters
FT_mod : fqc
OFFSET :  9.975 ppm
SF 500.1322608 MHz
JU l | M Jut L 3 ) : 131072
. *** 1D NMR Plot Parameter
e §R : 2260.79 Hz
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1H-NMR Compound 7: TH-NMR (360.14 MHz) in CH,ClI,
Sample: R,R-Urobilin as BF2-Complex

Soivent: CD2Ci2 (TMS)
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*** Current Data Parameter
NAME :NYDE7762

EXPNO : 360
PROCNO: 1
*** Acquisition Parameter
AQ_mod: gseq

AUNMNOEMULTLAU
BF1 360.1300000 MHz

FW : 3600.00 Hz
INSTRUM: AM

NS : 640

01 :  6048.91 Hz
02 : 6245.00 Hz
SFO1 360.1360489 MHz
SW : 7.89791 ppm
SW h : 2873.563 Hz
TD : 32768

TE : 298 K
*** Processing Parameters
FT_mod : fqr
OFFSET : 7.789 ppm
SF 360.1346805 MHz
Sl : 16384

*** 1D NMR Plot Parameter
SR 1 4680.56 Hz

AQ_time : 5.7016100 sec




1H-NMR
Sample: R,R-Urobilin as BF2-Complex Compound 7: TH-NMR (500.13 MHz) in CH,Cl,

mrurny ITRX

Soivent: CD2Ciz {(TWiS)

=
gess 2 5533 3 gLy 5 8 3
88838 < So8k € 2833 e 8 & ** Current Data Parameter
"QL"_q “l’ “L“’F‘ﬁ 2 "";.’ ‘T'j’ °|' ‘i N @ | NAME nyde8856.bbo
B ~ | EXPNO : 10
PROCNO: 1
#** Acquisition Parameter
AQ_mod : gsim
AUNM :NOELT.AU
BF1 500.1300000 MHz
DATE_d Aug 07 1995
FwW ¢ 90000.00 Hz
INSTRUM: drx500
NS v 128
. 01 : 3357.77 Hz
— %7 7k 7hs  70e . | 85 64 s34 | 8B _ |- 02 : 0.00 Hz
(ppm) (ppm) {ppm) PARMODE 1D
RG 812.7000122
SFO1 5§00.1333578 MHz
Sw : 10.4794 ppm
SW_h : 5241.090 Hz
- D : 32768
TE : 299.6 K
VS : 50.00 sec
*+ processing Parameters
j ) / ZT_mod fqc
FESET :  9.989 ppm
A SF 500.1309825 MHz
| B . L BB s o aswm
** 1D NMR Plot Parameter
T s e0 55 80 45 40 35 o 25 20 16 1o 05 SR t 98247 Hz

AQ_time : 3.1260670 sec
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13C-NMR (proton decoupled) Compound 7: 13C-NMR (90.58 MHz) in CHC3
Sample: R,R-Urobilin as BF2-Complex

Solvent: CDCI3 - o
5 . 8% g R 8% 5 OO uwn (o] (o] W <
b2 3% & b 88 & RS ¢ g 8 D
o 3 2 9 88 T Q- 2 Q % jupx *** Current Data Parameters
I ¥ o T T P e ™™
EXPNO : 1
PROCNO: 1
l *** Acquisition Parameters *
' AQ_mod : gseq
l AUNM BB.AU
BF1 :90.5862280 MHz
FW : 25000.00 Hz
| INSTRUM AM
| NS ;11999
01 :  -4600.00 Hz
02 : 5500.00 Hz
|’ ' SFO1  :90.5816290 MHz
| . SW  : 220.8188 ppm
SW_h :20000.000 Hz
TD : 32768
! TE : 298 K
*** Processing Parameters *
FT_mod : no
OFFSET : 217.342 ppm
SF :90.5719440 MHz
Sl : 16384
*** 1D NMR Plot Parameters
SR 1 -14285.06 Hz
AQ_time : 0.8191130 sec




Compound 7: HR-FAB-MS

HYDEGESEY#1 x1 Egad=g 15-JUH-95 93 :51+-a:88:00 2B7OE FB-
Epll=5 I1=18y Hun=5@m  TIC=2728045862  AY Aeont :FRIBOURG  Sus:FABL
Texk :HR-FAB-NS: BFZ-KOMPLEY CFHLF8143 CMATRIX: HBRI PT=1 Cal :FFa1
iaa _ 157 #1 1.8
C2R3R000
35 ge2aeand
20
73
59 _|
59
a3 _
38 232424 453
28
164 - 4?8
] . . . ‘ . _ . ‘ . MASS
45873 484 4885 =1 467 483 483 373 421 472
calc.
File: NYDES6532Y Scan #1 Page: 1-1 .
L §7.242988
M/E c H N O B F MMU DBE 0OBS. MASS AINT
12
467 28 29 4 1 1 1 ~0.8 16.5 467.2426270 33.92
2 34 4 1 1 2 346.7 11.5
25 27 4 1 1 3 -12. & 13. 5
27 30 4 1 2 1 16. 3 15.9
25 3% 4 1 2 &2 53. 9 10. 5
24 28 4 1 2 3 ~2. 9 12. 5
27 25 4 2 1 1t -37.2 17.5
25 30 4 2.1 2 0.4 12. 5
23 35 4 2 1 3 37.9 7.9
26 26 4 2 2 1 -20. 0 16.5
2 31T 4 2 2 2 17.5 11.5
25 33 4 3 1 1 20. 3 11. 3
24 2 4 3 1 2 -36.0 13.5




